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B cratbe npUBOAUTCS ONMCAHHE METOIMKH MCCIICHOBAHUS PACCESHUS CHHXPOTPOHHOTO M3JIyYCHHs Ha MOHOKpH-
CTaJyIax B IIMPOKOM MHTEpBajie TEMIIEPaTyp C UCIOJIb30BaHHEM pa3pabOTaHHOH HAaMU MUHHATIOPHON KOHCTPYKLIHU
U TIPWJIOMKCHMS 3JICKTPUYECKOro mojsg K oOpasiy. OTIMYMTESbHON OCOOCHHOCTBIO KOHCTPYKLHHM SBJIACTCSA
BO3MOXHOCTb €€ IPIMCHEHUSI C Pa3/IMYHBIMUA CHCTEMaMH HAarpeBa M OXJIaXICHHs. Pa3paboTaHHas MeTomuka
npuMensiiack Ha jman BMO1 B EBporeiickom nienTpe cuaxpotponHoro uaimydenuss ESRF s msydenus BimstHust
UICKTPUYECKOTO TOJIS Ha IIPOLIECCHI IEPECTPOMKU CTPYKTYPbl MOHOKPUCTa/UIA IMPKOHATA-TUTaHATa CBUHIA C MAJION
KOHIIEHTpaImeil TuraHa. B cratee memoHcTpupyercss 3(p(eKTHBHOCTh pa3pabOTaHHOW METONUMKH U IHPUBOMATCS
Ppe3y/IbTaThl MPEIBAPUTEIILHOIO aHAJIM3a MOJIyYeHHBIX NaHHBIX.

Pabora B CIIGIIY Ilerpa Benmkoro Oblia BHIIONHEHa NPH MOAAEPXKKE roc.3amaHusi MUHHCTepCTBa HAayKd U
obpasoBanus PP mpoekr Ne 3.1150.2017/4.6. C.b. BaxpymeB Garogaput 3a MOIEPXKKY MPOrpamMMy IMpe3nuguyMa
PAH No II1.2 ,Pusmka s1eMeHTapHBIX dYacTHll, (yHIaMeHTalpHas sifiepHas (HU3MKa M SIIEPHbIE TEXHOJIOTHH™ .
JLA. Aunponnkosa Giaromapur 3a nomrepikky PO®U (rpant No 17-02-00774_a). A.B. ®wmmoHOB Giaromapur 3a
nomnepxky POPU — MHJ_omu (rpant Ne 16-52-480016).

B mocienHue Heckosbko JieT HaOJogaeTcss pocT HMHTe-
peca K SKCIEPUMEHTaM II0 PAaCCEesHHIO CHHXPOTPOHHOTO
W3JTy4YCHUs], HCHTPOHOB MpPU HM3MEHCHUH YCJIOBUIi, B KOTO-
pBIX HaxomuTcsl obpasen. B wactHOCTH, IIpM MCCIIeqOBaHUT
CETHETORICKTPUKOB, IbE303JICKTPUKOB, MYJIbTH(HEPPOUKOB
KpailHe Ba)KHO ITOHNMAaHUE MEXaHM3MOB BO3NCUCTBHUS BHEII-
HEro 3JICKTPHYECKOrO0 MOJIsi B IIMPOKOM [HMAIA30HE TEM-
neparyp. Haubosee pacnpocTpaHeHHBIM METOIOM CTPYK-
TYpPHOI'O aHA/IN3a MOHOKPHCTAJUIOB SBJIAETCA AU(PAKLHA
PEHTTEHOBCKOTO (CHHXPOTPOHHOTO) m3jydeHusi. Ilpu mpo-
BEJICHN NHU(PPAKIMOHHBIX 3KCIEPHMEHTOB, IPETyCMaTpH-
BAIOIMX BO3eiicTBME Ha oOpasell BHEIIHUX (DaKTOpPOB,
TaKMX KaK SJICKTPHYCCKOE I0JIe, KJIIOYEBBIM MOMEHTOM
SIBJISIETCSL CO3[@HME CICIHAIBHOIO YCTPOMCTBA (ST9EHKH ),
o0ecreynBaloIIero 3afaHHyl0 OpUEHTalMo ob0pasua, Ha-
HEXKHBIA JIEKTPUYECKUI KOHTAKT MEXKIYy HCTOYHMKOM Ha-
OpSDKCHAST U 00pasIoM, a Takke BO3MOXKHOCTb KOHTPO-
JIIPYeMOro M3MEHEeHHs TeMIepaTypbl oOpaslia B IIpoLecce
sKcnepuMeHTa. Ha cerogHsImHMil HeHb CyllecTBYeT psif
paboT, B KOTOPHIX OMUCAHBI ITU()PAKIMOHHBIE SKCICPHMEH-
THl TIPH BO3ACHCTBMU BHEINHETO 3JICKTPUYECKOrO TOJIsT Ha
obpaser. DKCIEpUMEHTHI, OmnMcaHHble B paborax [1-10],
NPOBOIWIINCH B OTHOCHTEJIBHO MAJICHBKUX TEMIIEPaTyPHBIX
MHTEpPBaJIaX, MO0 MPeIycCMaTPUBAIIA IIPOBEICHHE SKCIICPH-
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MEHTa NpH KOMHATHBIX Temmeparypax. Hekoropwie MmeTo-
VKA HETIPAUMEHUMBI 1J11 MOHOKPHCTaJUIMYECKUX 0OPa3LoB.
IToaTtoMy Hamu ObUTO HPUHATO pEIIEHHE CO3/1aThb HOBYIO
MHUHUATIOPHYIO f4YElKy, KOTopas Obl MO3BOJIMJIA NIPOBOIUTH
U3MEPEHNs] MOHOKPUCTAJUIOB B IIUPOKOM TEMIIEPaTyPHOM
UHTEpBaJe.

Pazpaborannas Hamu sideiika ObUIa IPOTECTHPOBaHA MPH
HanpsokeHuax o 10kV/em u TemmepaType OT KOMHaTHON
no 500°C. KoncTpykums d4eilki MHO3BOJSET NPOBOOUTH
U3MEpeHNs WU IpU HU3KHMX TemreparypaXx. Hebospmme pas-
Mepsl stueiikn (Beicota 40 mm, mmpuHa 15 mm) H03BOJIAIOT
WCIIONIb30BATh €€ KaK Ha CHHXPOTPOHHOM HCTOYHHKE, TaK 1
Ha HeOoupIoM JlabopaTtopHoM audparkTomerpe. MIsmeHeHne
TeMmreparypel oOpasna B HpPOLEcce HKCIEPUMEHTa MOXKET
OCYIIECTBIIATHCS ABYMs CHOCOOaME: OOmyBOM cTpyeil rasa
3alaHHON TeMIIepaTyphl, JUO0 C MCIOIb30BAHUEM T'OPSIETO
WJIA XOJIOMHOTO JepPKaTelIs.

Ha puc. 1 mpencrasiena ¢otorpadusi paspadboTaHHOI
HaMU AYECHKH.

OJeKTponbl YEHKU BBHIIOJHEHBl M3 MEIHU, M30JIATOP W3
sefikocandupa. IIpoBOIHUKM MPEACTaBIAIOT COOOH TOH-
K€ Me[HBbIC IPOBOJIOKM B TEPMOCTOMKON KepaMH4YeCKOH
U30JIALIHN.

Ha puc. 2 m300pakeH MOHOKPHUCTAJUIMYECKHI 0Opaser,
CMOHTHPOBAHHBIA B AYEHKE.

OO0pasmpl MOTYT UMETh WIOJIbYATYIO MJIM ITUTACTHHYATYIO
¢bopMmy mmHOU 0KOJ0 1 mm (BIOJIb HAMpPABJICHHS MIPUIIO-
HKEHHS T10J151).
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Puc. 1. O6umit BUI MOHOKPHCTATBHOM SYCUKH IS MupaKId-
OHHBIX 3KCIICPHIMEHTOB B 3JICKTpUYecKuX nouisix. f4eiika cocrout
"3 eKTpooB — 1, m3onstopa — 2. [y coeMHEHHsT STICHKA C
BBICOKOBOJIBTHBIM HCTOYHHKOM HCIIOJIB3YIOTCS I'MOKHE TPOBOIHUKHI
B TEPMOCTOMKON M30JIALMH.

£

Puc. 2. MoHokprcTamueckuii obpaser] — I IPUKIICIUICH OHAM
KOHIIOM K JIGKTpoLy — 2, APYI'MM — K 30JI0TOH IIPOBOJIOKE
tommHOH 20 mkm — 4, coemuHSIOMEHl KPHUCTaUT CO BTOPHIM
3JIEKTpooM (Ha PHUCYHKEe HE IOKa3aH) MPH IOMOLIU cepebpsiHON
nactel — 3.

flyeiika ObUTa WCHONB30BaHA IJISI MPOBENCHHS IIPEIBA-
PUTEJIbHBIX HCCJICIOBAHUN BIIMSHHUS 3JICKTPHYCCKOTIO TO-
5 Ha augdy3HOE paccessHuEe PEHTICHOBCKOIO W3JTy9YCHHS
Ha MoHOkpucTawte PbZr;_4TixO3 ¢ comepkaHmeM TuUTaHa
1.5% (PZT1.5). DkcnepumeHT Obll NpoBeneH B Jiabo-
paropun ,IIBeiiapcko-Hopeesxckue smann (SNBL) Ha
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ymana BMO1 EBporeiickoro MCTOYHWKA CHHXPOTPOHHOTO
m3nyserns ESRF (puc. 3).

CxeMa aKCIiepuMeHTa TpuBesieHa Ha puc. 4. flueiika ¢ 00-
pasiioMm ObUTa 3aKperUicHa Ha TOHHOMETpE Tu(ppPaKToOMeTpa
(GONIOMETER). DnekTpruecKie BBIBOIbL TTOMKTIOYAIACH
K BBICOKOBOJIbTHOMY MCTOYHHKY MOCTOSIHHOTO HAaIlpsDKCHHUS
(HV DC). B mporecce 3KCHEpUMEHTa [UIsi IOIepIKa-
HHsI HEOOXOOMMOW TeMIepaTypsl o0paslia HCIOJIb30BaJICH
ob6myBHoit HarpeBatens (HEAT BLOWER) DkcnepumeHT
HPOBOMJICS B TeOMETPHUH Ha mpocBeT. [Ty4ok CHHXPOTpPOH-
Horo usiydenuss (BEAM) mmunoit Bosmmsr 0.9628 A mociie
paccesinust Ha obpasie (SAMPLE) nomaman B OeTekTop
(DETECTOR).

PZT1.5, xak u3BecTHO, mperepreBaeT aBa (pa3oBbIX Ie-
pexoma [11] B mgumamazone temmeparyp 30—500°C. Ilpu
OXJTXKJICHAN MapasIeKTPUIecKoil (Gassl ¢ KyOMUecKol cuM-
MeTpueil MpoucxomuT (a3oBBIA IEpexof CHadaja B IPO-
MEXyTOUHYI0 (pady, CHMMETpHsi KOTOpoil Obuta omperne-
JieHa Kak pombosgpudeckast [12], a [ajgee MPOMCXOMHUT
Hepexoll B aHTHCETHETOAICKTPHICCKYI0 OPTOPOMOMYECKYIO
¢asy [13]. Tlepexom B aHTHCETHETORJICKTPUUYECKYIO (ha-
3y CONPOBOXKIACTCS BO3HUKHOBCHHEM Ha MU()PaKIMOHHBIX
KapTHHAX CBEPXCTPYKTYPHBIX OTPaXKCHHH B y3/1aX oOpat-
Hoil pemetkn Oy = (1/4+h1/4+K1) (3mecr u nanee
[0 TEKCTY MPHHATH O0O3HAYEHHs Y3JIOB B KOOPIMHATAX

Puc. 3. fluciika, ycraHOBJIieHHas Ha  JuU(pakToMeTp
Pilatus@SNBL, na smmamm BMO1, ESRFE.
Hegry
/N g
[)
@)

Sample

\ > |

| HV DC

Goniometer

Puc. 4. Cxema 9KcIepHMEHTAIbHOM YCTaHOBKH.
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PUMHUTUBHOM KyOM4YecKoil OOpaTHOW peINeTKH), Ha3bBa-
eMbIX CBEPXCTPYKTYPHBIMU OTpPa)KCeHUSAMHU X-THIA, a Tak-
e CBEPXCTPYKTYPHBIMH OTpaKCHHsIMH R-Tuma ¢ xoopaw-
Hatamu Or = (1/2+h 1/2+k 1/2+1). BosuukHoBeHue
OTpaKEHMII X-THUIIA NPOHUCXOOUT BCJICOCTBHE YBEINYCHUS
rapameTpa 3JIEMEHTApHOU sTYeiKU B 4 pa3a OTHOCHUTEJIBHO
KyOW4ecKoli, BbI3BAaHHOTO aHTHUIAPAJUICIbHBIMU CMEIIeHU-
M HMOHOB CBHHIA. BO3HHKHOBeHHE oOTpakeHHi R-THma
CBSI3aHO C MNPOTUBO(A3HBIMA IOBOPOTaMH KUCJIOPOIHBIX
OKTa3/IPOB, MPUBOISNIMX K YIBOCHHIO ITapaMETPOB 3Jie-
MEHTapHOH s4YeilKd B Tpex HampasseHusx. [lepexon B
MIPOMEKYTOUHYIO (asy XapaKTephu3yeTcsi BOSHUKHOBEHHUEM
CBEPXCTPYKTYPHBIX OTpaKeHMH M-Tuma ¢ KoopauHaTamu
gu = (1/24+h 1/2 + k |). Bo3HHKHOBEHHE AHHBIX CBEPX-
CTPYKTYPHBIX pe(hsIeKCOB MOXKET OBITh CBSI3aHO Kak C codas-
HBIMH BPAIICHHUSIMA KUCJIOPOIHBIX OKTadIpoB [14], Tak u ¢
aHTUMApaJIeTbHBIMU CMEIICHUsIME HOHOB cBHHIA [15]. [Tpu
roMon IU(PAKINKA 3JICKTPOHOB OBUTO OOHAPYKEHO, YTO
B OKpecTHOCTH M-Touyek HaO/IIofaloTcs MONOJIHUTEIbHbIC
caTeJUTUTHBIC PedIeKChl, CYIECTBOBAHIE KOTOPBIX aBTOPHI
OOBSICHWIIM HaJM4deM aHTU(A3HBIX JOMEHHBIX TI'paHHUI] B
aHTHIAPAJUICIbHBIX CMEICHASIX HOHOB CBUHIA [14].

OO6pasipl 119 U3MEpPeHui UMeJTi BU TOHKOH ITACTHHKH
¢ pasmepamu 30 x 200 x 1000 um c HampaBJICHHEM JJIMH-
Hoit ocu [110] B KyOuueckux koopauHarax. B mporecce us-
MepeHnit oopaser HarpeBaics 10 350°C, 3aTeM oXJIaKmascs
no 130°C B mpucyrtcTBuM 3jekTpudeckoro mosd 5kV/em,
TIpA 3TOM OBLT OOHAPYXEH (ha30BEIi epexon U3 KyOMdecKoi
B CETHETO3JIeKTpUUecKylo a3y Ipu TeMIieparype MOpsi-
ka 230 °C.

[IpenBapurenpHasi 00pabOTKa MONTYYCHHBIX KapTHH [IH-
(¢pakuuy OCYLIECTBJIATACh C IPUMEHEHHEM IPOrpaMMBI
SNBL toolbox [16]. TTouck MaTpuil OpPHEHTALUH OCY-
mwectssiics nporpammoit CrysAlis (Oxford Diffraction —
Rigaku). PexoHCTpyKimsi 0OpaTHOTO HPOCTPAHCTBA, B pe-
3yJbTaTe KOTOPOH OBLIO MOIYy4YeHO paclpenesieHue WH-
TEHCUBHOCTH PACCESIHHOTO CHHXPOTPOHHOTO W3JIyYCHHUS B
KOOpAMHATaX OOpaTHOro IPOCTPAHCTBA, OblIa MpOM3Bere-
Ha C WCIOJIb30BaHWEM IMAKeTa s77-map Ha OCHOBE CPEbl
Matlab [17].

Ha puc. 5 mpuBenmeHsl cpe3sl 0OpaTHOrO MPOCTPAHCTBA
wiockoctbio HOL BOmM3m y3ma (200).

IIpu 170°C nHabmomaloTcsi CBEPXCTPYKTYpHBIE OTpake-
uust ¢ koopmuHatamu {h+ 1/4 k+1/4 1} (cBepxcrpyk-
Typa X-THIA), yKa3blBAIOIIME Ha CYIICCTBOBAHHE AHTHUCE-
THETOJICKTPHYCCKIX CMENICHHH HOHOB CBHHIA. Hapsimy
C 3TUMU OTPAKEHUSIMU IIO-TIPEKHEMY BUIHBI OTPAKCHUS
M-Trra, KOTOpEIE MOKHO TPaKTOBATh JINOO KaK TUPPAKITIIO
Ha OCTaTKax IPOMEXYTOUHOH (aspl, OO Kak OTpakeHUs
Oosiee BBICOKHX IOPSAIKOB [0 OTHOLIEHHIO K X-CBEPXCTPYK-
TYPHBIM OTpaXKeHUsIM (2%(x).

3nech BrepBble HAMH ObUTH OOHApY)KEHBI CTEP)KHH IH(-
(y3HOro paccesHusl BOKPYI' CBEPXCTPYKTYPHBIX OTpPaXKCHHUI
(cM. puc. 5,a). diist GoJIbIned HATJISITHOCTH OBUT PEKOHCTPY-
UPOBaH HeOOJIbIION 00BbEM 00PaTHOrO MPOCTPAHCTBA BOKPYT
y3na 00-2 mpu temneparype 170°C (puc. 6).

Ha puc. 6 mpuBeneHO MPOCTPaHCTBEHHOE pacIipesieICHIe
mh(y3HOro paccesHUsl B BHJIE CTEP)KHS, KOTOPOE MOXKET
OBITP CBSI3aHO C pacCesiHMEM Ha aHTHA(a3HBIX TOMEHHBIX
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Puc. 5. Cpes obparHoro npocrpanctsa 1iockocTbio HOL BOmM3M
y3ma (200): a) 0kV/em, b) 5kV/cm npu temmeparype 170°C.
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Puc. 6. PexoHcTpyrpoBaHHBII 00beM OGpPAaTHOIO HPOCTPAHCTBA
BOKpyr y3ma 00-2, T = 170°C.
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Puc. 7. Cxemarnueckoe u3o0paxkeHue aHTH(a3HON TOMEHHO
IPaHULBL, CTPEJIKAMH YyKa3aHbl HalpaBJICHUS CMELICHWH HOHOB
CBHUHIIa, IIyHKTUPHAsI JIMHUsL — 3JICMCHTapHas s4ciika, aHTHCEerHe-
TORJICKTPAICCKOU (a3bl, CIUIONIHON JIMHAECH 0003HaYeHa aHTH(]a3-
Hasl IOMEHHas I'PaHuULA.

CTeHKax. Bompoc o cerHeroasieKTpuueckux aHTH(a3HBIX
JIOMEHHBIX CTEHKaX MOIPOOHO paccMoTpeH B pabore [18].
BbUIo mMOKa3aHO, YTO BO3HHKHOBCHHE TaKUX CTCHOK €CTh
pes3yJIbTaT HapyIICHHUs TPAHCIAIMOHHON CHMMETPHH Ha A,
2a¢, wm 3ac, Ie 8¢ — HapaMeTp HEUCKa)KCHHOH peleTKH
B KyOmueckoit ¢asze. Ha puc. 7 nzoOpaskeHbl aHTHCETHETO-
JIEKTPUYECKUE CMELIeHHs MOHOB CBHMHILA, (opmupyromme
aHTH(a3HbIe TOMCHHBIC CTCHKU.

[IpoBeneHHBIC W3MEpPEHUs] BBHISBIUIM, YTO IPHIIOKCHUC
TIOJISL CYIIECTBEHHO BJIMSICT Ha CJICAYIOIINE NCTaT KAPTHUHBI
paccesHus.

1. Ilpn oxnaxkneHun oOpasna B 3JIEKTPUYECKOM II0JIE
oTpaxkeHus1 L-Tuna B HanpasyieHuu [110] (mepreHmukyssip-
HO HAIPaBJICHAIO MOJIs) MOSIBISIIOTCS TP 0oJiee HU3KUX
TeMIeparypax, 9eM MPHA OTCYTCTBUH 3JICKTPUYECKOTO TOJIS.

2. Ilpn mepexome Kpucraiula U3 KyOmueckoil (asel B
HM3KOCMMMETpHYHYIO B mose 5kV/em crepsxneoOpasHoe
muddysHoe paccesinne B Hampassienun [110] okassiBaeTcs
HO/aBJICHHBIM (pHC. 5,b), 9YTO YyKa3blBaeT Ha BJIMSIHHC
AJIEKTPUYECKOTO TIOJISI HA JIOMCHHYIO CTPYKTYpPY aHTHUCETHe-
TORJICKTPUIECKOH (pa3blL.

Takum obOpa3oMm, HaMu OBUTa co3maHa sSYCHKA IS TIPO-
BEIICHUA PEHTTCHOBCKUX HCCJICIOBAaHUI MOHOKPUCTAJLJIOB
IpU BBICOKUX TEMIEpaTypax U B SJICKTPUUYECKHX MOJIAX
no 10kV/cm u mpomeMoHCTpHpoBaHa ee pabOTOCHOCOO-
HOCTh. flueiika MokeT OBITP HCIIOB30BaHA Kak IS JIU-
(paKIMOHHBIX H3MEPEHHUIL, TaK U JIJIsl M3YYCHHSI HEYIIPYTroro
paccesiaust. KoHCTpyKIns siueiikm obecrednBaeT IIHPOKUI
muana3zo” yrioB 0—300°, 4ro mo3BosiseT HaM HUCCIIENO-
BaTh O0JIbIION 00beM oOpaTHOro mpoctpancTBa. [loaydeHst
IIepBble PEe3y/IbTAThl HU3y4YEeHHs BIIUSHUS 3JIEKTPUYECKOIO
TIOJISI HA KapPTUHY paccesiHis PeHTTCHOBCKOT'O U3JTyYeHUs Ha
obpasue PZT1.5.
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